The UV spectrum of pepstatin shows only end absorption.
Strong absorptions centered at 1630cm"1 and 1540cm"1 in the infrared spectrum suggest that pepstatin is a kind of peptide. The nmr spectrum of I in deuterium oxide is shown in Fig. 1 . The assignment was made with aid of double resonance experiments. The result indicates the presence of the following carbon chain :
Methylene protons of C-l couple with each other and appear at 2.93 3 (reference:
external TMS), the methine proton of C-2 is at 4.46 8, and the methine proton of C-3 at 3.74 d. The chemical shifts suggest that a carboxy group is present at C-l, a hydroxy group at C-2, and an amino group at C-3. Then, the structure of I is presented as 4-amino-3-hydroxy-6-methylheptanoic acid. The stereochemistry of I is now under study. The content of I in the hydrolysate of pepstatin was determined by gas chromatography3).
Trifluoroacetyl derivatives of the methyl esters of the hydrolyzed products were analyzed.
The results showed the Permethylated pepstatin was prepared5) and used for analysis. The mass spectrum (Fig. 2) indicates clearly the following sequence : Thus, iso-valery1-L-valyl-L-valy1-4-amino-3-hydroxy-6-methylheptanoyl -L-alanyl-4-amino-3-hydroxy-6-methylheptanoic acid is proposed as the structure of pepstatin. 
